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Estimation of Zinc in Organic Salts. G. v. Ritter. (Zeit. nizal. CJzei?~., 1896, 
xxxv., 311-314.)-The estimation of zinc in organic compounds by precipitation as 
sulphide or carbonate is, in the author’s opinion, too troublesome and requires too 
much attention to detail. This is obviated in his method, which consists in treating 
the zinc salt with concentrated nitric acid, evaporating the acid and igniting the 
residue, when the zinc is left as oxide. The tabulated results of the analyses of a 
number of organic zinc salts closely correspond with those required by theory. A 
porcelain crucible should be used for the ignition, since platinum is rapidly attacked. 
Experiments in which sulphuric acid was substituted for nitric acid gave results 
several per cent. too high. C. A. M. 
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Sources of Error  in Volhard's and  Similar Methods of Determining 
Manganese i n  Steel. (JOILT. Amer. C h m .  s'oc., 1896, xviii., 498-511.)- 
The sources of error in Volhard's process as indicated by the author's experinients 
are : (1) Incomplete neutralization with zinc oxide, usually giving high results. 
(2) Too sudden addition of the necessary excess of zinc oxide frequently giving low 
results. (3) The titration in nitric acid solution giving results 0.01 or 0.02 per cent, 
too high. (4) Neutralization by zinc oxide in hot solution giving high results. 

The author prefers Stone's modification as being easier and quicker, the evapora- 
tion with sulphuric acid being dispensed with, and the precipitated ferric oxide 
rapidly subsiding in the nitric acid solution. I n  the following outline of his process 
the necessary precautions are printed in italics. Three and three-lenths gramines of 
drillings are dissolved in 50 C.C. of nitric acid (specific gravity 1.20) and washed into 
a 500 C.C. measuring flask. Two-thirds of the amount of sodium carbonate solution 
necessary for complete neutralization are added, and the Ziyuitl cooZed. Zinc oxide 
emulsion is then added until the solution stiffens, an cxccss being nz-oz'ded. After 
dilution to about three-fourths the capacity of the flask the whole is allowed to stand 
until the ferric oxide begins to settle, and a coizside~nble cxccss of xiizc oxide ~ ~ i ~ ~ ~ l s i o i t  
then added to the colourless solution. After being made up to the mark and well 
shaken the precipitate is allowed to settle, and 250 C.C. of the clear solution heated in 
a flask to boiling and titrated with perrnanganate of strength 0.0056. After innking 
the necessary deductions for impurities in the sodium carbonate and zinc oxide, the 
number of C.C. of permanganate taken is divided by 10, and 0.02 pe?* cent. dedzictcc7 
from the result. 

G.  Auchy. 

C. A. M. 

Note on the  Solubility of Bismuth Sulphide in Sodium Sulphide. T. B. 
Stillman. ( J o w .  A~izer. Clzcnz. Soc., 1896, xviii., 683, 684.)-The author proves that 
in the ordinary method of separating lead, copper, and bismuth from arsenic, 
antimony, and tin, by dissolving the sulphides of the latter metals in sodium sulphide, 
a considerable proportion of bismuth sulphide also passes into solution. I n  an 
experiment with 0.128 gramme of pure bismuth nitrate, the amount of sulphide 
dissolving in sodium sulphide was 0.031 gramme ; and with an alloy containing lead, 
copper, antimony, tin, and a very small amount of bismuth, the whole of the bismuth 
was dissolved. Therefore, if one gramme of an alloy were taken for the analysis, and 
sodium sulphide used as the separating agent, as much as 3 per cent. of bismuth 
might be present, and none of it be left as an insoluble sulphide with the lead 
sulphide. C. A. M. 

Estimation of Zinc in I ron  Ores. Kinder. (S'tcdil 16. Eiseiz, 1896, xvi., 675 ; 
through Chenz. Zeit. Rep., 1896, 242.)-Five grammes of the zinciferous ore are 
dissolved in hydrochloric acid, and 20 or 25 C.C. of 1 : 2 sulphuric acid added t o  
precipitate the lead. The excess of acid is evaporated off, the mass taken up in 
water, filtered, and the liquid saturated with sulphuretted hydrogen. Any copper 
sulphide is removed, 25 C.C. of a solution of ammonium formate and 15 C.C. of formic 
acid introduced, and the zinc sulphide collected on a filter. If the latter is dark in 
colour, it is dissolved in hydrochloric acid, neutralized with ammonia, more formic 
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acid added, and reprecipitated with sulphuretted hydrogen, The sulphide may 
either be weighed as such, or dissolved in acid, thrown down with sodium carbonate, 
and converted into oxide. F. H. L. 

The Delicacy of certain Tests for Metals. B. Neumann. (Chenz. Zeit., 1896, 
xx., 763.)-The author has collected the statements made by different investigators 
respecting the delicacy of most of the usual reactions eniployed in testing for metals, 
which, with the results of a number of experiments on this subject carried out by 
himself, he has arranged in tabular form. F. H. L. 

Critical Examination of the Volumetric Mothods of Estimating Nickel. 
Goutal. (Anit. dc Chinzic Analyt., i., [16], 305.)-The author draws the following 
conclusions from his investigations into the various methods proposed for estimating 
nickel volumetrically : (1.) The volumetric method, indicated in Mohr's work and 
recommended by A. Carnot, is based on the employment of bromine and potassium 
cyanide. I t  is well adapted for the determination of nickel in ores and metallurgical 
products when there is a sensible quantity of nickel present, even in association with 
cobalt. 

(2.) Th. Moore's method of direct titration with potassium cyanide is useful, 
especially in the study of metallurgical products of low percentage and containing 
merely traces of cobalt. Good results are obtained, provided the amount of silver 
nitrate in the cyanide solution be varied in inverse proportion to the quantity of 
nickel in the substance. Cobalt should be removed before the titration is performed, 
and manganese, copper, zinc and iron should also be separated, or the results may be 
prejudiced. The liquid should be only slightly alkaline, and not contain too large a 
quantity of ammonium salts, and the temperature must not exceed 20" C. 

(3.) The phosphate, ammonium molybdate or nitroso-naphthol methods of 
estimation, which are generally performed after the separation of cobalt, are more 
difficult, and slower, but are very reliable in experienced hands. 

(4.) The other Volumetric methods proposed appear to be less accurate, and do 

I t  offers considerable advantages on account of its siniplicity and accuracy. 

not offer any apparent advantages over the gravimetric processes. c. s. 

Formal  Sodium Oxalate in Volumetric Analysis. S. P. L. Sorensen. (I?idsskr.gt 
Pliysik 011 Cltcmc., 1896, i., 172 ; through Chena &it. Rep.,  1896, %%.)-To prepare 
pure normal sodium oxalate, the commercial product should be dissolved in water, 
caustic soda added to faint alkalinity, the liquid evaporated to one-tenth its bulk, the 
salt removed, powdered, washed, and re-crystallized. It is an anhydrous body, can 
he dried at 125" to 150" C., and it is not hygroscopic. I n  order to standardize 
volumetric acids, a portion of the oxalate may be weighed off, converted into 
carbonate by gentle ignition, and a titration carried out as usual. I t  is also better 
dapt2d  for checking the strength of permanganate than oxalic acid itself. 

'F. H. L. 

Pu
bl

is
he

d 
on

 0
1 

Ja
nu

ar
y 

18
96

. D
ow

nl
oa

de
d 

on
 2

9/
10

/2
01

4 
15

:1
6:

10
. 

View Article Online

http://dx.doi.org/10.1039/an8962100334

